allyl 2-diazoacetate (4a)
To a stirred solution of allyl acetate (3.2 mL, 29.9 mmol) in THF (299 mL) was added a solution of LiHMDS (1.06 M in n-hexane, 31.2 ml, 34.4 mmol) dropwise at -78 °C. The resulting solution was stirred at -78 °C for 30 min and then was treated with 2,2,2-trifluoroethyl trifluoroacetate (4.5 mL, 33.7 mmol). The resulting solution was stirred at -78 °C for 1 h and then to the solution was added deionized H 2 O (5.3 mL, 299 mmol). After 10 min, the solution was dissolved in CH 3 CN (20 mL) and to the resultant solution was added a solution of p-nitrobenzenesulfonyl azide (6.8 g, 29.9 mmol) in CH 3 CN (20 mL), and then, Et 3 N (16.7 mL, 119.6 mmol) were added.
The resultant solution was stirred at room temperature for 12 h and was then concentrated to a volume of ca. 10 mL. The residue was diluted with 30 ml of Et 2 O, quenched with 10% NaOH aqueous solution (20 mL), extracted with Et 2 O (20 mL×3). The combined organic layer was washed with brine (50 mL×1), dried over Na 2 SO 4 , filtered, and concentrated. The residue was purified by flash chromatography (hexane only) to afford the known diazo ketone 38 (2.45 g, 65%) as a bright yellow oil; R f = 0.43 (hexane/ethyl acetate = 4/1). The spectroscopic data are consistent with the reported data.
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2-methylallyl 2-diazoacetate (4b)
To a stirred solution of bromoacetylbromide (1.8 mL, 0.0208 mmol) in CH 2 Cl 2 (140 mL), K 3 PO 4 (7.4 g, 0.0348 mmol) and then β-methallyl alcohol (1.2 mL, 0.0139 mmol) were added dropwise at 0 °C. The mixture was stirred at room temperature for 3 h, and then diluted with CH 2 Cl 2 and quenched with H 2 O (300 mL). The aqueous layer was extracted with CH 2 Cl 2 (150 mL×3), and the combined organic layer was washed with 0.5M-HCl (300 mL×1), water (300 mL×1), dried over Na 2 SO 4 , and concentrated under reduced pressure. The residue was used for the next reaction without further purification.
To a stirred solution of the crude methallyl ester in THF (140 mL), N, N'-ditosylhydrazine (9.5 g, 0.0278 mmol) and then DBU (10.4 mL, 0.0695 mmol) were added dropwise at 0 °C. The
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mixture was stirred at room temperature for 2 h, and quenched with a saturated aqueous NaHCO 3 solution (150 mL). The aqueous layer was extracted with Et 2 O (150 mL×3), and the combined organic layer was washed with brine (300 mL×1), dried over Na 2 SO 4 
3-methylbut-2-en-1-yl 2-diazoacetate (4c)
4c was prepared from prenyl acetate and purified according to the procedure for 4a, and was obtained as a bright yellow oil (1.46 g, 78%); R f = 0.50 (hexane/ethyl acetate = 4/1). The spectroscopic data are consistent with the reported data.
General procedure for the silylation of diazo acetates: Procedure A. A stirred solution of 4a (280 mg, 2.22 mmol) in Et 2 O (4.4 mL) was cooled to 0 ºC in an ice-water bath and to the solution was added DBU (0.5 mL, 3.33 mmol) dropwise over 1 min. After 30 min, trimethylsilyl chloride (0.42 mL, 3.3 mmol) was added dropwise over 1 min, and the resulting solution was stirred for 6 h while the ice-water bath warmed to room temperature. The resulting mixture was quenched with saturated aqueous NaHCO 3 solution (5 mL), and the aqueous layer was extracted with Et 2 O (5 mL×3). The combined organic layer was washed with brine (5 mL), dried over Na 2 SO 4 , and evaporated. The residue was purified by flash chromatography (hexane only) to afford 5a (246 mg, 56%) as a yellow oil: R f = 0.66 (hexane/ethyl acetate = 4/1); The spectroscopic data are consistent with the reported data. 5, 138.7, 118.8, 61.5, 44.7, 25.7, 18.0, -1.53 ; IR (ATR) ν max 3115, 2917, 2105, 1687, 1444, 1386, 1357, 1342, 1306, 1235, 1172, 994, 960, 739 cm 
